AUTHENTICATED
U.S. GOVERNMENT
INFORMATION

GPO

Pt. 60, App. A-4, Meth. 8

isopropanol, and transfer the cylinder con-
tents to the storage container. Rinse the cyl-
inder with 25 ml of 80 percent isopropanol,
and transfer the rinse to the storage con-
tainer. Add the filter to the solution in the
storage container and mix. Seal the con-
tainer to protect the solution against evapo-
ration. Mark the level of liquid on the con-
tainer, and identify the sample container.

8.8.2 Container No. 2.

8.8.2.1 If a moisture content analysis is to
be performed, clean and weigh the second
and third impingers (plus contents) to the
nearest 0.5 g, and record the weights. Also,
weigh the spent silica gel (or silica gel plus
impinger) to the nearest 0.5 g, and record the
weight.

40 CFR Ch. | (7-1-01 Edition)

8.8.2.2 Transfer the solutions from the
second and third impingers to a 1-liter grad-
uated cylinder. Rinse all connecting glass-
ware (including back half of filter holder) be-
tween the filter and silica gel impinger with
water, and add this rinse water to the cyl-
inder. Dilute the contents of the cylinder to
950 ml with water. Transfer the solution to a
storage container. Rinse the cylinder with 50
ml of water, and transfer the rinse to the
storage container. Mark the level of liquid
on the container. Seal and identify the sam-
ple container.

9.0 Quality Control

9.1 Miscellaneous Quality Control Meas-
ures.

Section Quality control measure Effect
713 i Isopropanol check .........cccoeviiiiiiiiiine Ensure acceptable level of peroxide impurities in
isopropanol.
8.4,85,10.1 .. Sampling equipment leak-check and cali- | Ensure accurate measurement of stack gas flow rate,
bration. sample volume.
10.2 .. Barium standard solution standardization | Ensure normality determination.
11.2 Replicate titrations Ensure precision of titration determinations.

11.3 .. Audit sample analysis .

Evaluate analyst's technique and standards prepara-
tion.

9.2 Volume Metering System Checks.
Same as Method 5, Section 9.2.

10.0 Calibration and Standardization

10.1 Sampling Equipment. Same as Meth-
od 5, Section 10.0.

10.2 Barium Standard Solution. Same as
Method 6, Section 10.5.

11.0 Analytical Procedure

11.1. Sample Loss. Same as Method 6, Sec-
tion 11.1.

11.2. Sample Analysis.

11.2.1 Container No. 1. Shake the con-
tainer holding the isopropanol solution and
the filter. If the filter breaks up, allow the
fragments to settle for a few minutes before
removing a sample aliquot. Pipette a 100-ml
aliquot of this solution into a 250-ml Erlen-
meyer flask, add 2 to 4 drops of thorin indi-
cator, and titrate to a pink endpoint using
0.0100 N barium standard solution. Repeat
the titration with a second aliquot of sam-
ple, and average the titration values. Rep-
licate titrations must agree within 1 percent
or 0.2 ml, whichever is greater.

11.2.2 Container No. 2. Thoroughly mix
the solution in the container holding the
contents of the second and third impingers.
Pipette a 10-ml aliquot of sample into a 250-
ml Erlenmeyer flask. Add 40 ml of
isopropanol, 2 to 4 drops of thorin indicator,
and titrate to a pink endpoint using 0.0100 N
barium standard solution. Repeat the titra-
tion with a second aliquot of sample, and av-
erage the titration values. Replicate titra-

tions must agree within 1 percent or 0.2 ml,
whichever is greater.

11.2.3 Blanks. Prepare blanks by adding 2
to 4 drops of thorin indicator to 100 ml of 80
percent isopropanol. Titrate the blanks in
the same manner as the samples.

11.3 Audit Sample Analysis.

11.3.1 When the method is used to analyze
samples to demonstrate compliance with a
source emission regulation, EPA audit sam-
ples must be analyzed, subject to avail-
ability.

11.3.2 Concurrently analyze audit samples
and the compliance samples in the same
manner to evaluate the technique of the ana-
lyst and the standards preparation.

NOTE: It is recommended that known qual-
ity control samples be analyzed prior to the
compliance and audit sample analyses to op-
timize the system accuracy and precision.
These quality control samples may be ob-
tained by contacting the appropriate EPA
regional Office or the responsible enforce-
ment authority.

11.3.3 The same analyst, analytical re-
agents, and analytical system shall be used
for the compliance samples and the EPA
audit samples. If this condition is met, dupli-
cate auditing of subsequent compliance anal-
yses for the same enforcement agency within
a 30-day period is waived. Audit samples may
not be used to validate different compliance
samples under the jurisdiction of separate
enforcement agencies, unless prior arrange-
ments have been made with both enforce-
ment agencies.
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